ICM0301A (1), B (2) and their congeners (3-8) were isolated from a culture broth of Aspergillus sp. F-1491 as new angiogenesis inhibitors. Their structures were elucidated by spectroscopic analyses. ICM0301A and B have a substituted decalin skeleton containing two oxirane rings.
In the course of our screening for new angiogenesis The connectivity of two side chains (C-1-C-7 and C-18-C-20) was established by 1H-1H COSY with an aid of HMBC as shown in Fig. 2a . A substituted decalin moiety was elucidated as follow. The presence of two oxymethine suggested by the chemical shifts. This implies that each two of these carbons must form two ether moieties.
Furthermore, large C-H coupling constants for sp3 oxymethine carbons at C-11 (1JC-H=175Hz) and C-15 (1JC-H=172Hz) indicated the presence of two oxirane rings5). In the remaining part (tentatively C-8-C-17), no more double bond exists in the molecule based on the 13C NMR spectrum. Taking the degree of unsaturation into consideration, two ring systems besides two oxirane rings should be formed by the remainder. In the 1H-1H COSY spectrum of 1, sequential proton networks were observed within H-11, 10, 9, 8, 17 and H-14, 13 through H-9. In the HMBC spectrum, cross peaks were observed from methyl observed from H-15 to C-13 and C-14. These facts indicated the connectivity between C-11 and C-12, and between C-15 and C-16, respectively, resulting in the presence of substituted decalin ring. Cross peaks were observed from a methine proton (H-8) to C-7 and C-6 indicating that the long side chain should be attached at the C-8 position. Furthermore, cross peaks were observed from methyl protons of H-24 to C-17. Thus, the total planar structure of 1 was determined as shown in Fig. 2a . The relative stereochemistry of 1 was elucidated by NOE difference and NOESY experiments (Fig. 2b) . A large Table 2 . 1H NMR data for 1-8. Fig. 2b . The structure of 1 was structurally related to fusarielin6).
Structure of ICM0301 B (2)
The molecular formula of ICM0301 B (2) was determined to be C23H32O3 on the basis of the HRESI-MS and 13C NMR information indicating the lack of one carbon and two hydrogen atoms compared with that of 1. The UV and IR spectra were almost the same as 1. The 13C NMR spectra of 1 and 2 were also similar to each other except for the disappearance of signal due to one methylene carbon in 2. In the 1H NMR spectrum of 2, acetyl protons were propionyl group of 1 was replaced by an acetyl group in 2.
Detailed NMR spectral analyses including 1H-1H COSY
and HMBC experiments elucidated the planar structure of 2 as shown in Fig. 1 . NOESY and NOE difference spectra of 2 showed that the relative stereochemistry of 2 was identical with that of 1. Thus it was concluded that the structure of 2 was shown in Fig. 1 . Structure of ICM0301C (3) The molecular formula of ICM0301C (3) was determined to be C24H35O3Cl by HRESI-MS and 13C NMR spectra together with the characteristic mass fragment patterns of chlorine containing molecules. The 1H and 13C NMR spectra of 3 showed a close similarity to those of 1 except for the H-11, C-10, C-11, C-12 and C-22 chemical shifts ( Table 2 ). The 1H-1H COSY and HMBC spectra of 3 indicated the presence of the same carbon skeleton as that of 1. Although one oxirane ring was preserved in 3 based on the large coupling constant (1JC -15,H-15=175Hz), the other one might be cleaved based on the coupling constant (1JC-11,H-11=152Hz). This value strongly supported the presence of chloromethine7) in the molecule. In addition, of the hydroxymethine in 3 was consistent with this conclusion. The remaining parts of 3 showed a close similarity to 1 in the NMR spectroscopic properties including 1H-1H COSY, HMBC, NOESY spectra.
Therefore, the structure of 3 was proposed as shown in Fig. 1.
Structure of ICM0301D (4) ICM0301D (4) was obtained as a white powder. Most of the spectroscopic properties of 4 were similar to those of 3.
The molecular formula of 4 was determined to be C23H33O3Cl on the basis of the HRESI-MS, suggesting that 4 was one methylene unit lower than that of 3. The 1H and 13C NMR spectra of 3 and 4 were similar to each other except for the terminal parts of long side chains.
Consequently, the structure of 4 was determined as shown in Fig. 1 .
Structure of ICM0301E (5)
The molecular formula of ICM0301E (5) identical with those of 3. These results indicated that the methylene (C-11) in 3 was replaced by chloromethine in 5.
Thus, the structure of 5 was determined as shown in Fig. 1 .
Structure of ICM0301F (6) The molecular formula (C23H34O3) of ICM0301F (6) and most of the spectroscopic properties were very similar to those of 5. Just as is the case for compound 2 and 4, the difference between 6 and 5 exists in the terminal of long side chains as shown in Fig. 1 .
Structure of ICM0301 G (7) The molecular formula of ICM0301G (7) was determined to be C24H36O4 on the basis of HRESI-MS and the 13C NMR. In the 1H NMR spectrum of 7, characteristic with signals seen in the spectra of compounds 1-6. The in the HMBC spectrum indicating the presence of methoxymethine at C-11. The remaining parts of 7 were identical with those of 4 and 6. Thus, the structure of 7 was determined as shown in Fig. 1 .
Structure of ICM0301H (8)
The molecular formula of ICM0301H (8) was determined to be C23H34O4 on the basis of HRESI-MS, which is one carbon and two protons less than that of 7. In the 1H NMR spectrum of 8, a methoxy group was not observed. In the 13C NMR spectrum, a low-field methine 74.0) in 8. These results indicated that a methoxy group in 7 was replaced by a hydroxyl group in 8 as shown in Fig. 1 
